derivation methods to prepare 26-acyloxy and 26-hydroxymilbemycins, which also been reported as natural products, were further prepared from milbemycins A3, A4. Their acaricidal activities were also assessed against the organophosphorus-sensitive two-spotted spider mite (Tetranychus urticae) on primary leaves of cowpea plants (Vigna sinesis Savi species) by spraying. 
To a stirred solution of 5-O-TBDMS-26-hydroxymilbemycin A3 (12a) (100mg, 0.15mmol) in acetonitrile (1ml) was added hydrogen fluoride-pyridine (HF=70%, 0.2ml) at ambient temperature. After stirring for 2 hours, the reaction mixture was poured into ice water and extracted with EtOAc. The organic layer was washed with water, NaHCO3 aq, water, brine, dried over MgSO4, filtered and evaporated under reduced pressure. The residue was purified by preparative TLC to give 60.4mg (73.0%) of 7a as a colorless amorphous solid.
Using the same procedure described for the preparation 4b, 5a, 5b, 6a, 6b and 7b) were prepared from corresponding precursors as colorless amorphous solids, respectively. Yields are summarized in Table 1 .
To a stirred solution of pyrrole-2-carboxylic acid (674.4 mg, 6.07mmol) in 1,2-dimethoxyethane (DME) (16ml) was added triethylamine (Et3N) (1.4ml, 10.04mmol) at ambient temperature. After stirring for 15 minutes, the reaction mixture was evaporated under reduced pressure. The residue was dissolved in DME (14ml) and to the solution was added a solution of thionyl chloride (SOCl2) (10ml, 137.09mmol) in DME (10ml) was added dropwise 
Acaricidal Activity against Tetranychus urticae
The primary leaves of cowpea plants (Vigna sinensis Savi species) were infected with the organic phosphate-sensitive two-spotted spider mites (Tetranychus urticae). One day after infection, the infested plants were sprayed (Mizuho rotary sprayer) with 7ml of a solution containing the test compound at concentrations ranging from 1 to 10ppm at a rate of 3.5mg of the test solution per 1cm2 of leaf. The plants were assessed after 3 days by examining the adult mites under a binocular microscope to determine the numbers of living and dead individuals. Two plants were used for each concentration and each test compound. The plants were kept during the test in green-house
